Key indicators: single-crystal X-ray study; T = 100 K; mean (C-C) = 0.002 Å; R factor = 0.048; wR factor = 0.116; data-to-parameter ratio = 15.4.
Monoclinic, P2 1 =c a = 9.0212 (4) Å b = 22.1475 (8) Å c = 9.3114 (4) Å = 110.410 (5) V = 1743.60 (12) Å 3 Z = 4 Mo K radiation = 0.08 mm À1 T = 100 K 0.25 Â 0.25 Â 0.05 mm
Data collection
Agilent Technologies SuperNova Dual diffractometer with Atlas detector Absorption correction: multi-scan (CrysAlis PRO; Agilent, 2010) T min = 0.714, T max = 1.000 8688 measured reflections 3890 independent reflections 2953 reflections with I > 2(I) R int = 0.030 Refinement R[F 2 > 2(F 2 )] = 0.048 wR(F 2 ) = 0.116 S = 1.04 3890 reflections 252 parameters 2 restraints H atoms treated by a mixture of independent and constrained refinement Á max = 0.33 e Å À3 Á min = À0.23 e Å À3 Table 1 Hydrogen-bond geometry (Å , ).
D-HÁ Á ÁA D -H HÁ Á ÁA D Á Á ÁA D -HÁ Á ÁA N2-H1Á Á ÁO1 i 0.89 (1) 2.21 (1) 3.0307 (19) 154 (2) N2-H2Á Á ÁN1 ii 0.88 (1) 2.33 (1) 3.115 (2) 149 (2) Symmetry codes: (i) x À 1; Ày þ 1 2 ; z À 1 2 ; (ii) Àx À 1; Ày; Àz.
Data collection: CrysAlis PRO (Agilent, 2010); cell refinement: CrysAlis PRO; data reduction: CrysAlis PRO; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEP-3 (Farrugia, 1997) and DIAMOND (Brandenburg, 2006) ; software used to prepare material for publication: publCIF (Westrip, 2010). q 3 = 0.1891 (19) Å, and puckering amplitude Q = 0.5501 (19) Å.
In the crystal structure, supramolecular arrays with zigzag topology and running parallel to the (1 1 1) plane are formed through N-H···O(methoxy) and N-H···N(cyano) hydrogen bonding, Table 1 and Fig. 2 .
Experimental
A mixture of the 4-anisaldehyde (1.36 g,10 mmol), 1-tetralone (1.46 g, 10 mmol), ethyl cyanoacetate (1.1 g, 10 mmol) and ammonium acetate (6.2 g, 80 mmol) in absolute ethanol (50 ml) was refluxed for 6 h. The reaction mixture was allowed to cool and the precipitate that formed was filtered, washed with water, dried and recrystallized from DMF; M.pt.: 487-488 K.
Refinement
Carbon-bound H-atoms were placed in calculated positions [C-H 0.95 to 0.99 Å, U iso (H) 1.2 to 1.5U eq (C)] and were included in the refinement in the riding model approximation. The amino-H atoms were located in a difference Fourier map, and subsequently refined with N-H = 0.88±0.01 Å. (7) 0.0010 (6) C4 0.0192 (8) 0.0194 (9) 0.0263 (9) −0.0033 (7) 0.0061 (7) 0.0005 (7) C5 0.0162 (8) 0.0229 (9) 0.0257 (9) −0.0003 (7) 0.0050 (7) 0.0033 (7) C6 0.0146 (8) 0.0218 (9) 0.0339 (10) −0.0008 (7) 0.0043 (7) 0.0060 (8) C7 0.0179 (8) 0.0183 (8) 0.0268 (9) 0.0009 (7) 0.0036 (7) 0.0005 (7) C8 0.0170 (8) 0.0184 (8) 0.0268 (9) 0.0033 (7) 0.0101 (7) 0.0003 (7) C9 0.0205 (8) 0.0222 (9) 0.0235 (9) 0.0052 (7) 0.0083 (7) 0.0009 (7) C10 0.0245 (9) 0.0181 (9) 0.0306 (10) 0.0049 (7) 0.0130 (8) 0.0060 (7) C11 0.0198 (8) 0.0162 (8) 0.0377 (10) 0.0015 (7) 0.0114 (8) 0.0026 (7) C12 0.0156 (8) 0.0200 (9) 0.0278 (9) 0.0017 (7) 0.0071 (7) 0.0006 (7) C13 0.0140 (7) 0.0153 (8) 0.0266 (9) 0.0034 (6) 0.0090 (7) 0.0023 (7) (7) 0.0065 (7) 0.0002 (7) supplementary materials sup-5 C22 0.0229 (8) 0.0171 (8) 0.0228 (9) 0.0002 (7) 0.0049 (7) −0.0011 (7) C23 0.0219 (9) 0.0271 (10) 0.0261 (9) −0.0061 (7) 0.0072 (7) 0.0052 (7) Geometric parameters (Å, °) (2) N2-H2···N1 ii 0.88 (1) 2.33 (1) 3.115 (2) 
